Lipid-soluble arsenic species identified in the brain of the marine fish skipjack tuna (Katsuwonus pelamis) using a sequential extraction and HPLC/mass spectrometry
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. Arsenic species in brain and muscle tissues of skipjack tuna fish identified by HPLC/HR ESMS. Figure S1 . HPLC/ICPMS chromatograms of (A) a 50 µg As/L arsenolipid mixed standard solution and tuna brain no. 3 organic crude extracts of (B) DCM/MeOH, (C) MTBE/MeOH and (D) pyridine extractions. Column, ACE Ultra Core 5 SuperPhenylHexyl (250 x 4.6 mm; 5 µm); mobile phases, 25 mM NH 4 (CH 3 COO)/water pH 9.2 (pH adjusted with aqueous ammonia) and 25 mM NH 4 (CH 3 COO)/MeOH pH 9.2; gradient elution: 0-15 min from 60-100%, 15-25 min holding at 100%, and returning at 25.1min to 60% 25 mM NH 4 (CH 3 COO)/MeOH pH 9.2; flow rate, 1 mL /min; T, 40°C and injection volume 20 µL. Figure S5 . Mean total As concentrations of freeze-dried muscle (n=4) and brain tissues (n=2) of the natural marine fish Skipjack tuna (Katsuwonus pelamis). Error bars represent standard deviations of four and two replicates of muscle and brain tissues respectively. Error bars of brain tissues are calculated as ±10% (estimated precision of total As determination by ICPMS. The relative deviation of the total As content of the two brain replicates was ≤5%. Table S1 . Arsenolipids identified in purified extracts by HPLC/HR ESMS in the certified reference material BCR-627 tuna fish tissue (not certified for arsenolipids) after pyridine extraction and SPE-silica purification. Quantification of respective arsenolipids was performed by HPLC/ICPMS (mean ± SD; n=3; dry mass).
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Exp. Figure S11 . MS 2 spectra of AsFA Me-esters 348, 376 and 404 in silica-purified brain tissues of skipjack tuna obtained by HPLC/HR ESMS.
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